and C 26 H 28 O 16 , respectively. The molecular ion of 1 was 16 mass units smaller than that of 2, which corresponds to the difference in the number of hydroxyl group on the B ring of the flavonol aglycone.
The 1 H-NMR spectrum in DMSO- 6, 8.8 Hz, H-6Ј) and similar anomeric protons to those in 1. From the coupling constants of the anomeric protons on 1 and 2, the configurations at C-1 of the glucose and apiose were determined to be the b-configuration. The apiosyl terminal sugar was shown to be linked to glucose through a 1→6 bond for both 1 and 2 on the basis of the glucosyl C-6 downfield shift of 6.5 and 6.3 ppm at d 67.3 ppm for 1 and at d 67.2 ppm for 2, corresponding to the known compounds 3 and 4, respectively. The HMBC spectra, showing cross-peaks of the apiosyl H-1 (d 4.69, 4.39) with the glucosyl C-6, confirmed the 1→6 linkage between these two sugar moieties. The 13 C-NMR spectra of 1 and 2 were very similar, except for the signals corresponding to the flavonol aglycone ( Table 1 ). The complete assignment of all protons and carbons were established by extensive use and interpretation of 1 H-1 H COSY, HMQC, and HMBC spectra. In the HMBC spectra, the glucosyl H-1 was correlated with the aglycone C-3, respectively. Considering all the data, the structures of 1 and 2 were determined to be the (7), 7) and kaempferol 8) were also identified by comparison of their physical and spectral data with those reported in the literature. Of these known compounds, 7 and 8 were first found from Solidago genus and 4 was reported from this plant for the first time. When adults of T. palmi were allowed to feed the crude methanol extract of the leaves of S. altissima, the insects were died within 7 d (The bioassay method was conducted according to ref. 3.). This result seems to be not based on insecticidal activity, but antifeeding activity against this insect species. In the near future, we will report the antifeeding activity of these flavonoids against T. palmi.
Experimental
General Optical rotations were measured on a Horiba SEPA-200 high sensitive polarimeter. UV and FT-IR spectra were recorded on Shimadzu UV-2550 UV-visible spectrophotometer and Shimadzu FTIR-8400s IR prestige-21, respectively. Extraction and Isolation The fresh leaves of S. altissima (5.5 kg) were extracted two times with MeOH at room temperature for 5 d under darkness. The MeOH extract (382 g) was suspended in water and partitioned with diethyl ether (1.2 lϫ2) and water-saturated n-butanol (1.2 lϫ2, 187 g ) and the aqueous layer (157 g), successively. A portion of the n-butanol fraction (34 g) was applied to Chromatorex ® ODS (485 g) MPLC (water→40% MeOH→80% MeOH→100% MeOH, 4 l of each) to yield four fractions. The fraction eluted with 40% MeOH (6.9 g) was chromatographed on a preparative Ultra Pack ODS-S-50C column with 30% MeOH, 40% MeOH, and MeOH (2 l of each). The 40% MeOH eluate subfraction was separated by RP-HPLC [Cosmosil Packed Column for HPLC 5Ph Waters column, 17% MeCN, 3 ml/min] to obtain 1 (23.5 mg, t R ϭ28.4 min), 2 (35.2 mg, t R ϭ19.7 min), 3 (17.1 mg, t R ϭ38.6 min), 4 (12.3 mg, t R ϭ23.6 min), 5 (64.8 mg, t R ϭ32.7 min), 6 (21.5 mg, t R ϭ21.5 min), 7 (13.0 mg, t R ϭ 26.4 min), and 8 (18.3 mg, t R ϭ17.7 min). C-NMR data see Table 1 . C-NMR data see Table 1 . Acid Hydrolysis 1% Aqueous HCl (1 ml) was added to portion of each isolated compound (5 mg), and the resulting solution in a sealed ampoul was heated on a water bath at 80°C for 120 min. The solution was diluted with H 2 O (2 ml), passed through a BondElut ® JR-C 18 (Varian), and rinsed with H 2 O (2 ml). The water eluate was collected and submitted to HPLC analysis of the sugars. A further eluate with MeOH (5 ml) was collected and submitted to HPLC analysis of the flavonoid aglycones. The HPLC conditions for the sugar analyses were: solvent, 75% MeCN; column, Capcell Pak NH 2 120 Å (4.6 i.d.ϫ250 mm, Shiseido); detector, Shimadzu RID-10A; flow rate, 1.0 ml/min; temp., 30°C. The HPLC conditions for the aglycone analyses were: solvent, 18% MeCN; column, Capcell Pak C 18 SG 120 Å (4.6 i.d.ϫ250 mm, Shiseido); flow rate, 0.8 ml/min; temp., 30°C. 
